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5-Methyl-tetrazole production - by reaction of acetonitrile with alkali or 
ammonium azide in tri-alkylamine as solvent using tri-alkylamine 
hydrochloride as catalyst. 
B03 

ISON, G; SCHLUPP, J; THEWALT, K; WINTERSCHE, J; BISON, G; WINTERSCHEID, J 
(DYNN) DYNAMIT NOBEL AG 
15 
DE 
EP 



m 
m 

CO 

3^ 



jp 

US 



ADT 



A 19880414 (198816)* 
A 19880420 (198816) 
DE ES FR GB GR IT LI 
A 19880517 (198825) 
A 19881213 (198901) 

Bl 19940126 (199404) GE 4 C07D257-04 
DE ES FR GB GR IT LI LU NL SE 
G 19940310 (199411) 
1986-3634717 19861011; EP 264008 
19870925; JP 63112570 A JP 1987-254815 19871012; 
1987-106872 19871013; EP 264008 Bl EP 1987-114023 



3634717 
264008 

R: AT BE CH 
63112570 
4791210 
EP 264008 

R: AT BE CH 
DE 3788921 
DE 3634717 A DE 



GE 
LU NL 



SE 

3 
4 



< — 



C07D257-04 
A EP 1987-114023 
US 4791210 A US 
19870925; DE 3788921 G 



1X3 

m 

o 
O 

1 



FDT 
PRAI 
REP 
IC 



AB 



DE 1987-3788921 19870925, EP 1987-114023 19870925 
DE 3788921 G Based on EP 264008 
DE 1986-3634717 19861011 

A3... 8948; DE 2809798; FR 2517676; No-SR.Pub; US 4097479 
B01J027-24; B01J031-02; C07D257-06 
ICM C07D257-04 

ICS B01J027-24; B01J031-02; C07D257-06 
DE 3634717 A UPAB: 19930923 
In a new process for the production of 5-methyltetrazole (I) by reaction of 
acetonitrile with an alkali or ammonium azide, the reaction is carried out 
in a trialkylamine as solvent in the presence of trialkylamine 
hydrochloride as catalyst. 

USE/ADVANTAGE - (I) is an intermediate for pharmaceuticals, pref. 
antibiotics. High (more than 95%) yields of highly (more than 98%) pure 
prod. 

In an example, (20. 5g), triethylamine hydrochloride (75. 7g) and 
sodium azide- (35. 8g) are suspended in terethylamine (418ml) in al-litre 
stirring autoclave, heated 6 hrs. at 130 deg., and cooled. Triethylamine 
is distilled off under reduced pressure at 50 deg. The residue is 
dissolved in water (250ml). The solution is adjusted to pH 1.2 with 
concentrate 

HCl, clarified with charcoal, and azeotropically dehydrated with 
isobutanol. PPtd. NaCl is separated off and isbutoanol is distilled off to 
give crystalline 5-methyl-tetrazole (41. 9g). mp.pt 139-142 deg (purity 
98%) . 
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